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Determination of N-nitrosodimethylamine in camostat mesylate active pharmaceutical
ingredients by GC-MS/MS
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Abstract: Objective To establish a GC-MS/MS method for determination of genotoxic impurity N-nitrosodimethylamine (NDMA)
in camostat mesylate active pharmaceutical ingredients. Methods NDMA was determined by GC-MS/MS method with Agilent
DB-SELECT 624Ul column (30 m x 0.32 mmx 1.8 pm). The mass spectrometer was operated in the electron impact ionization (EI)
fixed mode, and the ion collection mode was multiple reaction monitoring (MRM). The ion for quantitative was m/z 74 — 44.2, and for
qualitative was m/z 74 — 42.2. Results NDMA had a good linear relationship 12.571 2 — 100.569 6 ng/mL with r = 0.997 6. The
limit of detection (LOD) was 5.028 5 ng/mL. The average recovery was 107.4%with RSD value 2.5 %. Conclusion The method is
convenient sensitive, specific, and reproducible, which is suitable for determination of NDMA in camostat mesylate active
pharmaceutical ingredients.
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Agilent 7697A & 7890B & 7000D = & PUH&FT
SIRERF R4 (MassHunter T{E3h, S5 Agilent
AF]); Mettler XS205DU + /543 2 — K7 i
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fit5 R5SVBK-HR) T TCI A#], FEER & 2=l fih
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filFE RE = 5 eV.
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Fig. 2 Quantitative ion chromatograms of blank (A),
standard solution (B), sample solution (C), and
spiked sample solution (D)
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mh R 0.04 ug/g, 6 FHIETEIAI RSD fH A
5.2%; il PRI 4 5.028 5 ng/mL, #H 24 T-RE 5
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ARV R AR A H NDMA, 6BV RAE 33 h WSS .
29 EEEMRAE

HY R R R 2SR AR R 250 i (k'S TY2020-
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A TDso B R THE, B AR P4k e AH ¢ (1)
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